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Society, where such specifications are avail-
able; otherwise, use the best available grade.

7.1 Sample Collection. Same as Method 7,
Section 7.1.

7.2 Sample Recovery. Same as Method 7,
Section 7.1.1.

7.3 Analysis. The following reagents and
standards are required for analysis:

7.3.1 Water. Same as Method 7, Section
7.1.1.

7.3.2 Stock Standard Solution, 1 mg NO2/
ml. Dry an adequate amount of sodium ni-
trate (NaNO3) at 105 to 110 °C (221 to 230 °F)
for a minimum of 2 hours just before pre-
paring the standard solution. Then dissolve
exactly 1.847 g of dried NaNO3 in water, and
dilute to l liter in a volumetric flask. Mix
well. This solution is stable for 1 month and
should not be used beyond this time.

7.3.3 Working Standard Solution, 25 µg/ml.
Dilute 5 ml of the standard solution to 200 ml
with water in a volumetric flask, and mix
well.

7.3.4 Eluent Solution. Weigh 1.018 g of so-
dium carbonate (Na2CO3) and 1.008 g of so-
dium bicarbonate (NaHCO3), and dissolve in 4
liters of water. This solution is 0.0024 M
Na2CO3/0.003 M NaHCO3. Other eluents appro-
priate to the column type and capable of re-
solving nitrate ion from sulfate and other
species present may be used.

7.3.5 Quality Assurance Audit Samples.
Same as Method 7, Section 7.3.8.

8.0 Sample Collection, Preservation, Storage,
and Transport

8.1 Sampling. Same as in Method 7, Sec-
tion 8.1.

8.2 Sample Recovery. Same as in Method
7, Section 8.2, except delete the steps on ad-
justing and checking the pH of the sample.
Do not store the samples more than 4 days
between collection and analysis.

9.0 Quality Control

Section Quality control measure Effect

10.1 .................................... Ion chromatograph calibration ................. Ensure linearity of ion chromatograph response to
standards.

11.3 .................................... Audit sample analysis .............................. Evaluate analytical technique, preparation of stand-
ards.

10.0 Calibration and Standardizations

10.1 Ion Chromatograph.
10.1.1 Determination of Ion Chro-

matograph Calibration Factor S. Prepare a
series of five standards by adding 1.0, 2.0, 4.0,
6.0, and 10.0 ml of working standard solution
(25 µg/ml) to a series of five 50-ml volumetric
flasks. (The standard masses will equal 25,
50, 100, 150, and 250 µg.) Dilute each flask to
the mark with water, and mix well. Analyze
with the samples as described in Section 11.2,
and subtract the blank from each value. Pre-
pare or calculate a linear regression plot of
the standard masses in µg (x-axis) versus
their peak height responses in millimeters
(y-axis). (Take peak height measurements
with symmetrical peaks; in all other cases,
calculate peak areas.) From this curve, or
equation, determine the slope, and calculate
its reciprocal to denote as the calibration
factor, S.

10.1.2 Ion Chromatograph Calibration
Quality Control. If any point on the calibra-
tion curve deviates from the line by more
than 7 percent of the concentration at that
point, remake and reanalyze that standard.
This deviation can be determined by multi-
plying S times the peak height response for
each standard. The resultant concentrations
must not differ by more than 7 percent from
each known standard mass (i.e., 25, 50, 100,
150, and 250 µg).

10.2 Conductivity Detector. Calibrate ac-
cording to manufacturer’s specifications
prior to initial use.

10.3 Barometer. Calibrate against a mer-
cury barometer.

10.4 Temperature Gauge. Calibrate dial
thermometers against mercury-in-glass ther-
mometers.

10.5 Vacuum Gauge. Calibrate mechanical
gauges, if used, against a mercury manom-
eter such as that specified in Section 6.1.6 of
Method 7.

10.6 Analytical Balance. Calibrate against
standard weights.

11.0 Analytical Procedures

11.1 Sample Preparation.
11.1.1 Note on the analytical data sheet,

the level of the liquid in the container, and
whether any sample was lost during ship-
ment. If a noticeable amount of leakage has
occurred, either void the sample or use
methods, subject to the approval of the Ad-
ministrator, to correct the final results. Im-
mediately before analysis, transfer the con-
tents of the shipping container to a 50-ml
volumetric flask, and rinse the container
twice with 5 ml portions of water. Add the
rinse water to the flask, and dilute to the
mark with water. Mix thoroughly.

11.1.2 Pipet a 5-ml aliquot of the sample
into a 50-ml volumetric flask, and dilute to
the mark with water. Mix thoroughly. For
each set of determinations, prepare a reagent
blank by diluting 5 ml of absorbing solution
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